Crystal and experimental data the same condition (reflux with 2.0 eq. of tetrachlorosilane in pyridine for 48 h) as we previously reported for the cyclization of 3-(methylamino)benzoic acid. 4 Prismatic single crystals of compound 1 were obtained by recrystallization from ethyl acetate.
Intensity data were collected on a Rigaku AFC5R diffractmeter using Cu Kα radiation monochromated with graphite at 23˚C. The crystal data are summarized in Table 1 . The structure was solved by a direct method (SHELX97), 5 expanded by DIRDIF94 and refined by a full-matrix least-squares method with anisotropic thermal parameters for the non-hydrogen atoms. All hydrogen atoms indicated in the ORTEP drawing in Fig. 2 were fixed at geometrically reasonable positions. The bond length and selected bond angles are listed in Table 3 . Each molecule in the unit cell has a small cavity surrounded by three benzene rings and no symmetry element in itself. One of the methyl groups (C22) directs to the cavity of the other molecule. All of the amide bonds are nearly planar; the torsion angles of C1-N1-C21-C18, C8-N2-C7-C4, C15-N3-C14-C11 are 17.2˚, -27.1˚, 14.1˚, respectively, and the three phenylene rings are tilted from orthogonal planes to the amide planes; the torsion angles of N1-C21-C18-C17, N2-C7-C4-C5, N3-C14-C11-C12 are 68.3˚, -51.9˚, 60.8˚, respectively. ANALYTICAL SCIENCES NOVEMBER 2001, VOL. 17 Table 3 Selected bond distances (Å) and angles (˚) Fig. 2 ORTEP drawing of the title compound with atom labeling.
